S, P, AND Cr IN  FERRO-CHROME

177

SULPHUR AND PHOSPHORUS
Add a slight excess of ammonia to the solution last men-
tioned; heat; filter out hydroxides of iron, etc;., usinp; two
funnels and 15 cm. filter papers as the precipitate will be of large
bulk. Wash with water; acidulate the filtrate and washings
with HC1; add 10 c.c. excess of 1 : 1 HC1; volume at this stage
should be not much over 400 c.c;. Too much free HC1 prevents
the complete precipitation of BaHO4j on the other hand if the
solution is too nearly neutral the BaSG* forms in a state of
extremely fine division, settles very poorly, and has a decided
tendency to run through the filter paper.
Now add to the hot solution 50 c.c. of a saturated solution
of BaHC>4 diluted with 100 c.c. of water; stir thoroughly and let
settle overnight. Finish the sulphur as in steel by the gravi-
metric; method. The hydroxides of iron, chromium, etc., on the
two filter papers contain all of the phosphorus. Dissolve them
off the filter papers as far as possible with hot 1 : 1 HC1; wash
the papers thoroughly with water. Burn them to an ash; fuse
the ash with twenty times its weight of.NaaCX)^ mixed with once
its weight of KNOa. Dissolve out the melt in 11(51 and add it
to the main solution of the hydroxides. Then evaporate the
latter to 15 c.c*.; add 75 c.c. of cone. HNOa; heat with the cover
on until all action is over; evaporate to 15 c.c. again; repeat the
evaporation with cone?, nitric, using 50 c.c;.
Wash the nitric solution of the hydroxides into a 125 c.c.
beaker and evaporate to 25 c.c. Add 20 c.c. of cone, nitric acid;
heat to boiling; remove from the fire and add, at once, 50 c.c;.
of the faintly ammoniaeal solution of ammonium molybdate.
Stir rapidly for two or three minutes; filter off the phospho-
molybdate as soon as it has settled. Finish as for phosphorus
as in steel
CHROMIUM
Instead of running all of the nitric acid solution of the iron
and chromium for phosphorus, it can be divided into two equal
parts. One part can be finished for phosphorus and the other half
can be diluted to 300 c.c., boiled with KMri(>4 and finished by
titration with ferrous ammonium sulphate as already described
for chromium.